C14H 18 O4, monoclinic, P21/n (no. 14), a = 10.8905(6) Å, b = 9.9903(5) Å, c = 12.7101(6) Å, β = 104.912(2)°, V = 1336.28(12) Å 3 , Z = 4, Rgt(F) = 0.0502, wR ref (F 2 ) = 0.1504, T = 296(2) K.
Source of material
6-Hydroxy-4,4,5,7,8-pentamethylchroman-2-one (0.5 g, 2.18 mmol) was dissolved in CH 3 CN-H 2 O (1:9, v/v, 30 mL). To this mixture, N-bromosuccinimide (0.4 g, 2.25 mmol) in CH 3 CN (15 mL) was added dropwise. The reaction solution was stirring at room temperature for 1 h. After completion of the reaction, the mixture was diluted with water (50 mL), and extracted with dichloromethane (50 mL) three times. The organic layer was washed with water (100 mL) and brine (100 mL) and dried over anhydrous Na 2 SO4. The solvent was removed in vacuum. The crude product was recrystallized in petroleum ether/dichloromethane to afford crystals of the title compound.
Experimental details
The hydrogen atoms were placed in calculated positions riding on attached atoms with U iso 1.2 times those of their carrier atoms. The U iso values of the hydrogen atoms of methyl groups and oxygen were set to 1.5Ueq(C, O).
Discussion
The title compound is an important intermediate for the design of anticancer prodrug [3] [4] [5] and fluorescence probe [6] [7] [8] [9] which response to DT-diaphorase, a kind of overexpressed enzyme in some cancer cells. The title compound should work a trigger group of anticancer prodrug; the quinone moiety can be reduced by DT-diaphorase into hydroquinone to release active drug for cancer treatment. On the other hand, the quinone group of the title compound as electron-deficient group, it can quench fluorescence of fluorophore via photoinduced electron transfer [10, 11] , and after the quinone group being reduced, the fluorescence of fluorophore restore. However, to the best of our knowledge, there have been no reports of the crystal structure of the title compound. In our group continuing efforts to study the derivatives of the title compound, and in this context, we report the title crystal structure. In the molecule, the C1-O1, C1-C2, C1-C6, C2-C3, C2-C7, C3-C4, C3-C8, C4-O2, C4-C5, C5-C6, C5-C10, C6-C9, C10-C12, C10-C11, C10-C13, C13-C14, C14-O3 and C14-O4 bond lengths are found to be 1.219 (2) (2) Å, 1.2150(18) Å and 1.3078(17) Å respectively, which are nearly equal to those derived from a closely related structure [10] . The bond angles are all in the typical ranges (see electronic supplement). There is one weak intramolecular hydrogen bond C13-H13A· · · O2 in the molecule. Two symmetry-related intermolecular hydrogen bonds connect adjacent molecules pairwise, which is a typical motif for many carboxylic acids.
